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;VLBCTBTHLIOB c HCHOJ‘IBSOBBHEGM CTeKﬂHHHDI‘O rasoBoro xpoma'rorpacba

C McHoNb30BaHAEM | xpoma-rorpaquecxoﬁ yc’ranonxn onpeueneum TeM=

. MepaTypbl KHNCHHS HEKOTOPHIX nao-anxnuacraunnon. a nmem{o- H30=NPONHI’
actatuaa - 112 +2 s H30-GyTHZ acTaTuia 142 +3~, . nao—amm actaTHaa

g 163°+3° on‘mqecxn-nen'renbﬂoro aMuy1 acTaTmaa 165°+3o. :

*..] cTH Bpemenn ynepxuBaHus MOHOACTATHAHLIX NPOH3BOAHEIX HA. raaoxpoma'ro-('
rpaquecxoi& xononxe OT HX 'remnepa'ryp KHNeHHL,

npenpun'r Oﬁsemeunoro unc-rl-ryn auppnux uccxenonml
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The Determination of the Bmhng Pomt of Some Isoalkyl
' Astatides by Usmg a Glass Gas. Chromatograph

: A gas chromatograph system with 'a glass workmg column and
a . detecting cell .is: described which allows  the determination of the
boiling point - of some 1soa1ky1 astatides. The determinations have .
been made on the basxs of a linear dependence of  the logarithm
of retention time of C, Hany1 At. (.n = 2, . ,5) monoastatic. deriva- -
tives on-a gas chromatographic column upon their boiling  points,
The" boiling pomts for these 1soa1ky1 astatides have been found
to be: isopropyl astatide - 112 ‘+29C," isobutyl astatide -142° + 3°C
isoamyl astatide 163°. + 3°C, pm.act. amyl astatide 165°+ 30C. B

Preprint. Joint lmmute for Nllclur Rcmreh
Dnbln, 1971 .

1. . Onpenenemm BLINOJIHE HBI Ha OCHOB&HHM JHHEHHOIO xapax’repa SBBHCHMO- ;




Crm'rea " pmeﬂ’mdmxamm coe;umexmﬁ pauuoax’rummx 3/1eMEeHTOB, HAXO=
" ASWAXCA B HCTHHHBIX Mnxpoxonuqec'reax, ‘aBasioTcs OBOMBLHO  CITOKHOM | ‘3ana-
et TeM. Goabmuh pm'repec npenc'raanmo'r ¢H3nxo-xumuqecxne XApaKTe pHCTHKH
 NAHHEIX ‘COCMHHEHHH, Ona acdrara, nocneunero !meﬂa rpynnbl'ranorenoa;’ B IO~
cnennee Bpems cun're‘alilp‘olaanm Hexo'ropme bennn- u ToannpOHSBOﬂHble/l/;

. 12/ /8/ - -
nepacrtartar n Hexo'ropbxe HOpMabHEIE anxunac'ra'runbx . Ona unenTndpura-
LHM TONyHMeHHEIX ‘COCQHHEHN - UCTONb30BANHCE anexTpotopes, TOHKOCHO#HAS N
‘6yMa>kHah 'xpoMéTorpadmn, coocaxngeHue u raao-’xpiOMaTorp'aquecxuﬁ Me'rbn',

TlouTn ®Bo BCex caywasx, aa HCKITIoueHHeM nociiennero, m-,mbu 0 NMonyyeH-
HOM COENMHEHHMH ACTATA ReNancs Ha OCHOBAHMH AHANOIHM B NOBOLCHHH coe-
.nuHenuit ftona ‘M acTara, Tax Xax oTu MeTOAbl He MOSBOMSIOT OTAENHTh COOw
_nHHeHHe Heuéofb’nnybrd' HocHTensi-fiona oT coenunenns actata. T'asoxpomaTo—
rpaquecxnu MeTO4, B OCHOBE KOTOPOrD JIeXHT Mpolecc yRepxuBanua Bemect-
Ba Ha AKTHBHLIX UEHTPAX copbenta, Mos3BoAseT PAIReNATH Beuxec-raa, o6napna~
1oume PaSIMYHEIMH BHEPrHAMH ancop6unn. 3ToT MeTOR no3BomHn HaGmonaTh
noaene;me UHAMBHAYaNBLHOrO CoenmHenns actaTta.. Ha ocnoaamm nnneﬁﬂoﬁ 3a-
BHC_HMOCTanorapHd)MapreMeHH YREPKHBAHMS OT -TeMNepaTyphl KUMeHHs Ans
TOrO Ke:CaMoro g '-a‘nxnnnpouaaoimoro dTopa, ~Xxj0pa’ u —ﬁoua,‘ Ca'M'coH/3/'
sKCTpanonsuuei o BpeMeHaM yaepxuBaHus onpeuemm TeMnepaTypr KHMeHns
ac'ra'mc'rmx 3’mna. H=TNiponuna, H-5mi‘Ia, H-aMui1a #- H-rexcHuia, Mono6HuriM -

. /4,5/
‘Me'rouom Gbma onpeneneHa TeMnepaTypa KHITeHusa aCTaTOGeuaona ™



MeTon raaoxpOMaTorpa(bnqecxoro anannaa nerxone'ry-mx coemmemm
B HOC/TenNHe TOAbl MHUPOKO. HCHONL3YEeTCS NPH aHaNH3e Kak: opraunqecxnx,
/6/ -
TaKk M Heoprammecxnx cMmecelt npn M3YHCHHH XHMHYeCKHX (opM, o6pasy-—

1

mmnxca npy pasiMuHBIX fAAEePHBIX npeapamennnx H npH papmaunounmx uccie-
uosannnx/7'8/. OnHaKo HCHOIL3OBAHHE IPOMBIIIICHHBIX I'a30BHIX XpOMaTOrpa-—
doB c KonoOHKAME H3 nep;xaaelomeﬁi cTan® B psfle ClyuaeB HCKaxaeT KapTHHY
cocTaBa HCCllenyeMoll CMecH H3-3a pas/oXeHHs HEKOTOPHIX HEeyCTOHIMBHIX
coeunﬂennn, ocoﬁeﬂno  Cofepxalmuxcs B YABTPaMAKPOKOIHIECTRAX, Ha MeTan-
/e CKHX CTeHKax .xpoma'ror‘pauimqecxoﬁ K OJIOHKH. - B 4acTHOCTH, STO OTHOCHT==
cel K r‘anorenocouep)xamnm OpranHIecKUM coenunennsM, Hcnonbaopanme kKo-'
" JloHoK 43 HHEPTHBIX MATEpPHAJIOB MOXeT, KaK HaM xame'rca. yCTpaHETb 3TO.
Heyuoﬁc'rpo M NO3BOJMT OGHApYXHTEL Gojiee ToHKHe 3(PeKTHI. '

C nenbio pasne:iemm. aHanu3a M ‘onpeuen’eunﬁ TeMIIepaTyp KHIICHHS He-—.
;xo'ropmx OpraHHYeCKHX coennHenuit acraTa HaMmu Ghula co3fana raaoxpoma—,
Torp&quecxan ycTaHOBKE, B xo'ropoii paGouasi KOJIOHKa H pEerACTpHpylomas
Auefika BLIIOJHEHH M3 cTekna. Hcmonb3opanue uannoi&,yc'raﬂoaxn NO3BOJIAIIO
ONpeneIuTh TeMIepaTyphl KHIICHHS HEKOTOPBIX M30aNKH/INPOH3BOAHLIX acTaTa,
ucxons M3 mmyex‘inbro xapaKTepa 3aBHCHMOCTH norapagma Bpe’MeHE‘ ynepxmaé-
nus ankunacratugos ( CoHap, 1At , rae ‘ n=2..5" } oT mx TeMﬁepaTypm,

KHITeHHS,

chnegnmen'ranbﬂaa HacThb

O6unii . BHA raao—xpOMa'rorpauimq_ecxoﬁ,yc'raﬂonxn nokasaH Ha. paAC. l.
Pa6ouasi uacTh xpomaTrorpada npeacTapnseT coboil. KOJOHKY, H3 MbniﬂlGneHonorb
cTek/a, CBEPHYTYIO B cmlpahb - 1. [lnuna XonoHKH 2. M, BHYTpPeHHHH AHa-.
MeTp -.4 MM, JlnaMeTp CIHpan¥, paBHBIN 90 MM, GBI ‘BpIGpaH  COrJIacHO - pe—
KOMeHOyeMoMy B/S,/ cootHowehuo. d /d L > 20. B aTtoM ényé

CHHpaln KOJIOHKH =~ —
yae xpmmana KOJIOHKH e [AoJIXKHa CK&SbIBaTbCH Ha Slild)eKTHBHOCTH pasnenemm.,




Puc, 1.'CTexnﬂnnmﬁ"rasonmi’x pannoxpoMmarorpad. I - pabouasi KonoHKa,:

S | Q= TepMDCfx‘aTprmmaﬁ' py6aumka, IlIl-- Tpy6xa rasa-nocurens,.IV.- ynnor- - :

HHTENb U3 BaKyyMHO# peauHnl, 'V - xamuuasap, VI - pericTpupyomas



Kononka, 3anonHeHHast xpOMocopGOM ( J. Manville ‘30-60 M‘em‘) c 10%
nuHonun¢Tanara, noMemanach B 'repMoc'ra'rupyeMbm CHJIHKOHOBbIM MacnoM
- CTeknsHubL uumuunp - I, Ilo cepenune uuaHHApA npoxomma Tpy6ka Ans
rasa-Hocutens - 111 Féa—uocu’renb (s HaWHX OMBITAX - remm), _npoxonas
Yyepea 'repmoc'ra'rnpyemmﬁ o6beM, moporpesancs LS nouasancn B Hauamo pa-
Goweit KOMOHKH. AHamxaupyeMasr npo6a BBOAKACE B KOMOHKY lxepea yIoT-
HUTenb U3 BaKyyMHOH peanHs! —IV : npsmo B TBepﬂbIﬁ kuoicwrenb. Taxkoe:
BBenenue npobul, KaK H3BECTHD, cnoco6c1‘Bye’r_xopou‘1eMy' paadeneﬂmo " nyu-
wemy $opmupoBanuio mukos, Ha BbIXone xdnbﬂxa nepexou‘x‘a‘na B xénﬁnnsxp
anaMeTpoM 0 8 MM - V. u panee - B peI‘HCTpHp}’lOH.Iylo sxqeuxy - VI ,
KoTopas pacnonaranaca Han CHHHTHHHHUHOHHHM CYETUUKOM VA-5-963
(¢upmut - Bakyrponux, TAP), I'Ipn oﬁ'beme peruc‘rpupylomeﬁ quﬁxu 7 CM3
H CKOpOCTH rada-HoCcHTelNld 30 CM3/MHH coapnaloTcs HanGonee Gnaronpng'mbxe
ycropust Kak Aas pefnci‘pauuu no panuoAKTHBHOCTH, T&K M AAS pasneneHus
AByx COCeHuX ¢pax1\mﬁm(8).‘Kannnnnp M perHcTpupylollas sueiika nbuorpe—
‘BanHCh AOMOMHUTENbHO H€pe3 HAMOTaHHYIO Ha HHX npoBonOKy K3 ‘Huxpoma
ceyennem 0,1 MM, Ons npeuo'eralue}mﬂ Komxeﬂcamm ¢paxuuu Ha Beixone
TemnepaTypa Kanuiispa u per-uc'rpnpyxolueﬁ nqemm oﬁbxquo nonnepmnaanacu
na 30-50 °C Buwe TeMnepaTtypbl paﬁoqen l(onomm. CHTHAN OT CUMHTHANALMOH-
HOTO cH&TUMKA MoAAaBaNCH Ha JHHEMHBIH caMomucen A 3aMHCH INIOTHOCTH
umnyascop VA=D-53,1 . (¢upmmn Béxy'rppﬂux, TaP) u Takxe Ha CuéTHOe
yCTpoﬁCTBo VA-D-60,1 (Toit xe dupMbi), uTO noaaommo onpeuenm‘b KO-
IHYeCTBO HMHyanOB, npuxouﬂmnxcn Ha Kaxayio pauuoax'runnyxo $pakunio,
HcnonbayeMele ans NpoBepKH paﬁo'rbx r‘aa—xpoma'rorpad)a H perucTpu-
pymouero ycTpoicTBa anKuiI-HOQHABI, 'MequHb‘xe,_nonom—wl, cnn’reéuponanucxa
N0 MeTOoAMKe, ONHCaHHOM B/g/, H XMMHYecKad YHUCTOTA HX NpoBepsiiach Ha
- rasaopoM xpomaTtorpade JIXM=7A. Cuurea Monoac;fa'rnpouaaounbxx npoBo~-
AMACH KaK NpH pachage paaoHa, TAK M NyTeM o6MeHa acTaTa C HOAMCTHIMH

' /3/
yriesogoponamMu .,



O6cyxaenne pe3yabTATOB

Omucanubi#l BhIIE Ta3oBbill xpoMaTorpad mosponseT shpekTHBHO paspe-
nATh MeueHHbIe rajoreHonponasonnbie (puc, 2). Ha puc. 8 npencraenena
SaBUCHMOCTb /IorapHpMa BpeMeHH yNepKMBAHHS Ha ONHCAHHOI BbINIE KO/OH-
Ke HEeKOTOPbIX MOHOMOAMCTEIX YT/IeBOAOPOAOB OT TeMNepaTypHl KHNeHHsS
oTuX coennnennit, Kax BuAHO M3 pHCYHKa, Npu BHIGPAHHBIX YCADBHSX PaGoTEl
rasoBoro xpoMartorpada sTa 3aBHCHMOCTb HMeeT CTpPOrO MHMHeMHbli XapakTep.
Mono6Hbifi XapaKTep 3aBHCHMODCTH ObUT IONyueH TaKke AN anKMA aCTATHAOB!
acTaTHCTOT'D 3THMa, ACTATHCTOr® H-Nponuia, -H-~GyTuna H -H-aMuia (puc.4).
TemnepaTypsl mmexim{ HOPMAaNbHBIX A/NKHIACTATHADB GLUIH B3ATH M3 pabo-
TH /3/ KpOMe C, H sAt » H-C, H A, 1 -C H A nu-CiH At meTona-
MH, YKaSaHHBIMH Bbille, GLUI CHHTE3HPOBAHBI MOHOACTATHIAb M30-MPONHIA,

HSO—GyTHHa, n3ap-aMHjia H OINTHUYECKH-AEdTeNbHOTO0 aMH/ia H onpeueneﬂbl

HX BpeMeHa yuepmuBaHuﬂ (tabauua 1).

Mmg__l.
n
AcTaTHCTHI} anKHI Bpems ynep- </ TeMmnepatypa
xupapug (Mun) kunenns (°C)
C,H, At C71:0,1 08+2™*/
H30 =- C3H7At 10,7:_0,1 . L ll2+2 /
- CyH A 15,540, 1 : 123+2""
3o - C H At 24,1+0,5 : l42+3 /
m- CHA 31,3+0,4 15243
nso = CzH A 41,1+1,0 163+3
ontuy, neat. CsHi1 At 43,2+1,0 165+3 o/
- CyH At 60,5+2,5 176+3

x/

Kononka anuHoft 2 M, BHYTpeHHHE auameTrp - 4 MM, HenoaBHxHas
dasa 10% nunonundranaT Ha xpoMocop6e G c aepramu pasmepom 30-60 Mmem,
-pabouasi TeMmnepaTtypa 95°C, ras-pocuTenn - renuit nopamaincs co cxopocnﬂo
30 cm3/mun,

x/ ' - /3/
HaHHple B3ATH N3 paboThl



Puc. 2, Xpoma'ror‘pamma paanenenus anxunac'ramnoa, o6paayroumxcn B pe-
ayanaTe o6Mena. acTaTa, COpGHPOBAHHOTO B Hayale KOJOHKH B BHAE

* acTaTHpa, € HOLIHCT!:IMH yriesofoponami, Konom{a ONMHHONH 2 M, BHYTpEH=-
uuit nnametp - 4 MM, Hemonenxuas ¢aaa-xpomocnp6 G ¢ 10% pnunonun-
¢ranara. . Temnepa'rypa konouku. 85°C, 'CKOPOCTE I'asa-HOCHTeNs (remm)

3OCM3/MHH.
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Prc. 3. 3aBECEMOCTH norapmbma BpEMEeHH ynepxmnamm aNXHIAMOAHADB -
Ha KOIIDEKEe OT TeMIlepaTyphl KHIEGHHS STHX coenuHeHuni,
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Puc, 4, 3asucuMocTb norapudMa BpeMmenu ynepKHBaHHS aJKHIACTATHAOB
Ha KOJ/IDHKE OT TeMIlepaTypbl KHIIeHUS 2THX CoeauHeHwuil.
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